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FTOCYAAPCTBEHHBH CTAHBQBAPT COK3A CCP

HW®TP n CT KbIPTbIZCTAHOAPT

PABOYM W
IKIEMILIAP |  HMOBMH roct

Merog onpefeneHHs TaHtana 18385.4-—"79

Niobium. Method for the determination
of tantalum

Biamen
FOCT 18385.7—73

MocranoeneHnem [ocyfgapcreeHHoro komurera CCCP no crangapram or 30 mas
1979 r. N2 1968 cpok AeACTBHA ycTaHOBNEH

¢ 01.07, 1980 r.
Ao 01.07. 1985 r.

HecoBniogenne craHgapta npecnefyercs no 2aKoHy

Hacrosmuit crangapt ycTaHap/iHBaeT 3KCTPAKIHOHHO-()OTOMETPH-
yeckuit mMerop ompenesnenus tantana (ot 0,06 go 0,45%).

Meroj ocHOBaH Ha 3IKCTPaKIHH (TOPOTAHTaJaTa KPHCTANJIHYECKO-
ro ¢GHOJETOBOI'O0 CMechio TOJyoJja H alleToHAa M3 CyJab(daTHO-TapTpart-
HOH cpejsl B (POTOMETPHPOBAHHH 3KCTPAKTa.

1. OBLUME TPEBOBAHMA

1.1. O6mue Tpe6GoBanuss K Meropry asaausa — no I'OCT
18385.0—79.

2, ANMAPATYPA, PEAKTHMBbBI M PACTBOPHI

doroanextpokonopuMerp ®IK-60 unu anamorudusiit eMy npubop.

Becul aHajsuTHUECKHE.

Lnnuuapbl KBapueBble C NPHTEPTHIMH TNPOOKAaMH, BMECTHMOCTbIO
no 80 M. IIpoGHPKH CTeK/siHHbE C IPHTEPTHIMH NPOOKaMH, BMeCTH-
MOCTbIO 10 15 M.

ITuneTkH H3 NOJH3THJIEHA, BMECTHMOCTBIO nmo 2—3 MJI.

Koa6u mepubie, BMecTHMOCThI0 110 100 1 500 wmu.

IInnunaper mMepubie, BMecTHMOoCThbIO 10 50 u 100 ma.

Turnu dapdopossie.

ITuneTkn ¢ neneHHsIMH, BMECTHMOCTbIO mo 5 H 10 mJ.

IMTonuaTuNeHOBHe GaHKH, BMecTHMOCThIO o 500 mJ.

TaHTana NATHOKHCH, colepxamas He menee 99,5%.

Harpuii ceprokucaniii nupo mo F'OCT 18344—73, 4. 1. a.

M3ganne othMumHanbHoe Mepeneuyatka BocnpeuieHa
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rocCT 18385.4—79 Crp. 2

AuMonnii BuHHOKHcAb no TOCT 4951—71, 4, m. a., 10%-HBi
pacTsop.

Kucinora cepuas no TI'OCT 4204—77, 4.4.a., TNJIOTHOCTbIO
1,84 r/ecm® m 10 H. pacTBOp.

ITeup MydesbHas ¢ TepMoOperyJasiTopom Ha Temnepartypy 800—
850°C.

Pacteop nns pas6asienus: 10 r MHPOCEPHOKHCJIOrO HATPHA MOMe-
WaloT B THreJb M CILIABAAT B My(denbHOH Neud A0 yAaneHHS Napos
CepHOH KHCJOTH, I1aB pactBopsitoT B 200 Ms1 ropsyero pacTBopa BHH-
HOKHCJI0TO amMMmoHusd, npuausaior 100 ma soas, 45 ma 10 u. pacteo-
pa cepHOH KHCJIOTHI, OXJIaX/aloT, NEPeHOCAT B MepHYi Kojby BMe-
ctuMoctbio 500 Mo ¥ ponuBatoT Bojol mo meTku (pH pacreopa pon-
¥KeH 6biTh 1—1,3).

Ammuax Boaubtit mo 'OCT 3760—64, u. 1. a., pasbasnenuniii 1:9.

Toayon no 'OCT 5789—78, x.u.

Aneron no I'OCT 2603—71, u. x.a.

Kpucrananyeckuii ¢uoseroswdi, 0,2%-ubiii BoAHBIH pacTBOp, TO-
LeH K NpHMEHEeHHI0 4Yepe3 CYTKH TOc/ie TPHTOTOBJEHHHA, XPaHAT B
CKJIIHKe H3 TEeMHOro CTeKJja.

Harpuii ¢ropuctniii, oc.yu., 5%-Hblli HackuieHHBl pacTsop; 25 T
$TopHCTOrC HAaTpHA TilaTeabHo nepeMmemnuBaioT ¢ 500 mu ropsuei
BOAB, PAaCTBOP C HEPACTBOPHBIIHMCS OCTAaTKOM INEpPeBOAAT B NOJH-
3TH/AEHOBYI0 6aHKy H OCTaBJAAI0T Ha HOYb, OTCTOABLIHHCA NpO3pau-
HBIH PACTBOP CAMBAIOT B APYryIO MOJHITHJIEHOBYIO GaHKy.

21. lTogroToBKa K aHAaJAH3Y

2.1.1. Ilpueorosaenue crawdaprHoeo pacrsopa u pacrsopa A

Crangapramii pacteop: 0,0610 r nATHOKHCH TaHTana MOMeUAlOT
B THreqib H cniaasisiior npu temnepatype 800°C ¢ 2 r mupocepHo-
KHCJAOrO HaTpudA, K naapy jpobasasawoT 40 myn  ropsyero pactsopa
BHHHOKHC/IOTO aMMOHHA M KHIBITAT INPH HNOMELIMBAaHHH N0 pacTBoOpe-
HHA, no6aBasa 10 My BoAHOrO pacTBOopa aMMHaka. PacrtBop nepenn-
BalOT B MepHYI0 kKoa0y BMectumocTbio 100 Ma1 W HONHBAIOT A0 METKH
Bono#; 1 mMa cranmaptHoro pactsopa cogep:ut 0,5 mr rtanrtana.

Pacteop A: 2 MJ CTaHLapTHOTO pacTBOPa MOMELIAIOT B MEpHYIO
konby BMmectumocTthio 100 ms, moBoaaT oGbeM pacTBOpPOM s pas-
GaBienns 10 MeTkd; 1 ma pactBopa A comepxut 10 MKr TaHtana.
Pacteop A rouen B Teyenne 2—3 cyT nocjie NMPHTOTOBJIEHHS.

2.1.2. IMoctpoexue 2padyuposodrozo epagura

B kBapueBble UHJIHHAPH C NPHTepTHMH npoGkamu BBOAsAT 0,20;
0,40; 0,60; 0,80; 1,0; 1,2; 1,4 u 1,8 ma pactBopa A. O6bem pacrteo-
pa B KaxAOM ULHJHHApPe JOBOAAT PAacTBOPOM Mt pa3baBieHus J0O
10 ma; pH monygennoro pacrBopa gosmxeH Guith 1—1,3 (pH ycra-
HaJHBAIOT B OTAENbHOH aJHKBOTE MO YHHBepPCaJbHOH HHIHKATOPHON
6ymare; ecan pH He jmocTuruyt, npuauBaiT no kamasm 10 H. pac-
TBOP CEepHOM KHCJIOTH HJIH BOJHBIE amMMHAak). 3areM K MOJy4CHHBIM
pacTBopaM NMpHAHBaT 1o 9 Ma Tonyona, 1 ma auerowa, 1,8 ma pac-
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Crp. 3 TOCT 18385.4—79

TBOpPa (TOPHCTOro HATpPHA (MOJH3THJIEHOBOH mnumerkoii) W 1 ma pac-
TBOPAa KpHCTalJHYecKoro (HosetoBoro. LIMAHHAP 3aKpblBaloT mpob-
Kol 1 conepHMoe skcrparapyioT 1 muu. ITocne orcranBanus B Teue-
HHe 1 MHH OTOGHpPAIOT CyXOill NMHMETKOH C MOpPLIHEM HAH TPYyllel TOYHO
7 MJ IKCTPAKTa M NEpeHOCHAT B CyXyw npobGHpKy ¢ mpHTepTo# npob-
KOH, B KOTOPYI0 mNpeABapHTeJbHO J00aBAeHO TOUHO 3 MJ aleToHa.
ConepkuMoe npoGHPKH nepeMeltupaimoT. Tak nocTymaiooT ¢ cofep-
JKHMBIM ~ Ka)JOTo KBapueBoro uuauunpa. Ilonydennsie pactso-
pH npefcrapasioT cobofi paGoune pacTBopu cpapueHus. [lo uamepe-
HHA OTNTHYECKOH NMJOTHOCTH PAcTBOPH MOIYT CTOATHL HECKOJIBKO 4acoB.

Pacreopsl  cpaBHeHHSi NOCJEIOBATENbLHO NEPEBOJAT B KIOBeTY
(OTO2/1EKTPOKOJIOPHMETPA € TOJNIUKHOH MOTJIONLAI0NIEro CBET CcJod
20 MM ¥ H3MepHIOT ONTHYECKYIO TJOTHOCTb KaXJOro pacTBopa, Kak
ykasaso B [OCT 18385.0-79. OnTHuecKyio MIOTHOCTb H3MEPAIOT
npu agaude BodHbl 590 HM, cBetoduabTp Ne 5. B KauecTBe HyJeBoro
pacTtBopa NPUMEHSAIOT BOAY.

OnHoBpeMeHHO 4epe3 BCe CTAfMH TMOCTPOGHHHA TPaLyHPOBOYHOTO
rpauKa NpoBOAAT [ABa NMapa/llebHBIX KOHTPOJBHBIX ONBITA HA 4YHC-
TOTY peakTHBOB. 3HaueHHe ONTHYECKOH MJIOTHOCTH KOHTPOJLHOIO
ONHETa BBYHTAOT H3 ONTHYECKOH TNJAOTHOCTH pacTeOpOB CpaBHEHHA.
Onruyeckasi nJ0THOCTb KOHTPOJIBHOTO ONBITA He LOJIMKHA NPEBHILATH
snagenusa 0,03.

22 IlpoBenenune aHamnu3sa

0,25 r HHoGHA TNOMEIAIT B KBapUEBHIH THIeNb, CIVIaBJASIOT B
mydeanioii nmeun npu temneparype 800°C ¢ 5 r mHpocepHOKHCIOTO
HATPHS H 1—2 MJ1 CepHOH KHCJIOTH 0 NOJYYeHHs NPO3payHOro mia-
Ba M NpEKpalleHHs BBIeJeHHs NapoB cepHod kucaorel. [laae pac-
TBOPAIOT NPH KUNAYeHHH B 50 MJ pacTBOpa BHHHOKHCJOrO aMMOHHS,
pob6asagior 50 Ma Boast M 23 mu 10 H. pacTBopa CepHOH KHCJIOTHI.
‘PacTBop nepeHOCAT B MepHYIO Koj0y BMecTHMOCThIO 250 MmJj, ZOBOJAT
Bono# no metku (pH pactBopa jponxen 6wviTh 1—1,3, uto ycraHaBiu-
BalOT N0 HHAHKATOpPHOH OyMare). Ilumetko# orGupator 4 mam 5 Ma
noJyueHHoro pacteopa (mpu Maccosoil jone tantaaa 0,06—0,29% or-
6upator 5 mi, npu maccoBoii gone ceeime 0,2% or6upaior 4 ma) H
NnepeBOAAT B KBaplLeBblH IHJHHAP C NPHTepTod npobKOH, 3aTtem pas-
Gasasitor no 10 ma pactBopom jaas pasbasnenus; pH mosyuenHoro
pacTBopa jmosken GuTh 1—1,3 (pH ycraHaBanBaeTcs B OTAeNbHOM
ANHKBOTHOH YacTH, eCIH OH He JOCTHTHYT — NPHIHBAKT MO KamlgM
10 H. pacTBOp cepHOH KHCJOTHI HJIH BOAHBIH amMuak). [IpraneanTt K
noJiydeHHoOMY pactBopy 9 Ma tonyoana, 1 ma auerona, 1,8 ma pac-
TBOpa ¢QropHcTOro HaTpuA (nMONHMITHIEHOBOH mumeTkoil) m 1 Ma pac-
TBOpPa KPHCTAJJHUECKOTo (PHOJNETOBOrO H Jajiee TMPOBOASIT 3IKCTPaK-
1IHID H H3MepeHHe OTNTHYECKOH MJOTHOCTH, KaK ONHCAaHO npH l'IDCTpOE—
HHH TpaayHpoBouHoro rpaduka B n. 2.2.2

OnHOBpeMeHHO uyepe3 BCe CTalHH aHajHM3a NPOBOAST JABa napali-
JIeIbHBIX KOHTPOJIBHBIX ONBITA Ha YHCTOTY peakTHBoB. OnrHueckas
TUIOTHOCTb  PacTBOpPa KOHTPOJLHOTO ONHTAa He AOJXKHA NpeBHINaTh
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0,04. M3 3HayeHHs ONTHYECKOH NJIOTHOCTH aHaJIU3HPYEMOTO PacTBOpa

BLIYHTAIOT CpelHee 3HAYeHHE ONTHYECKOH MJAOTHOCTH pacTBopa KOH-
TPOJIbHOI'O OIIBITA.

Maccy TanTana B pactBope npoOH HAXOAAT IO IPAAYyHPOBOYHOMY
rpaguxky.
23. O6paboTKa pe3yJabTaToOB
MaccoByio posio tantana (X) B mpoueHTax BHUHCAAIOT no ¢op-
myJe
m-100-100
my -V +1000- 1000’

rie m — Mmacca TaHTaja, HaljleHHass MO TIpafyHpPOBOYHOMY rpadu-
KY, MKT;
V — oO0beM alHKBOTHOH YacTwm, MJ;
m; — Macca HaBeCKH, T.
PasnocTh pe3ysnbTaToB ABYX Napajijie/bHBIX ONpejeJeHHd u pe-
3yJbTAaTOB JIBYX aHAJIH30B He JOJIKHA NPEBHILIATh BEJHYHH abCoMioT-
HBIX JIONyCKaeMBbIX PacXOXAeHHuH, yKa3aHHHIX B TabJHIe.

Maccosas aoas AGcoxoTHHE RONY- Maccosas 10as AGcomoTHHE RONy-
TaWTalda, % cKaeMbe p;::xoxmenns«, TanTaxa, % CKaeMHEe p:::xmxxenus.
0,06 0,02 0,3 0,06
0,1 0,02 0,4 0,08
0,15 0,03 0,45 0,09
0,2 0,04

24. lIlpoBepKka NPaBHABHOCTH Pe3yJbTaTOB

IIpaBH/IBHOCTL Pe3y/sibTaTOB aHajiH3a KOHTPOJHPYIOT METOHOM JO-
6aBok. K TpeM OAMHAKOBBIM aJIHKBOTHBIM YacTsiIM OJHOTO H3 aHaJH-
3MpyeMBIX PAcTBOPOB B KaxJ0H M3 KOTOPHIX Macca TaHTalja, ycTa-
HOBJIeHHas mo nn. 2.2; 2.3, cocrasasger 6 Mkr, po6asasior no 0,6 ma
pactBopa A. IlosyyeHHble pPacTBOPhH AHAJH3HPYIOT Mo nm. 2.2; 2.3.
3a pe3ysnbTaT aHaJW3a AJHKBOTHBIX YacTed ¢ Ho6aBKaMu TaHTana
IIPUHUMAIOT CpeJHee apH(MeTHYeCKOe 3HayeHHe pe3yJbTaTOB Tpex
ompeneseHHH (B 3THX TPeX AJHKBOTHBIX YacTsx). AHaJu3bl NpPaBHJIb-
Hbl, KOIZA NOJIYYEHHBIH pe3yJbTaT OTIIHYAETCs OT COAepIKaHHs TaH-
TajJa B aJHKBOTHBIX 4dacTax Oe3 nobOaBKM TaHTaja He OoJiee yeM Ha
7 ¥ He MeHee yeM Ha 5 MKr TaHTtaja. Ecau mosydeHHBb1 pe3yabTart
BBIXOJHT 32 YKa3aHHble MpeJesibl, TO KOHTPOJIb NPABHJIbHOCTH Pe3YyJib-
TaTOB aHAaJ/M3a MOBTOPSIOT, YBEJHUUHBASA YHCJIO OAHHAKOBBIX aJIMKBOT-
HBEIX yacTell OJHOro H3 aHAJH3HPYeMHIX pacTBOpoB Ao luecTtu. Iloxy-
YeHHbIH pe3ysabTaT MOJIXKEeH OTJHYATbCA OT HCXOAHOTO COAEPIKAHHS

TaHTala B aJHKBOTHBIX YacTAX pacTtBopa He Oosiee yeMm Ha 6,9 W He
MeHee ueM Ha 5,1 MKr TanrtaJa.
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